Experimental Crystal data C 18 H 20 O 4 M r = 300.34 Triclinic, P1 a = 8.5039 (6) Å b = 9.5370 (6) Å c = 10.7859 (7) Å = 102.180 (3) = 102.621 (3) = 110.671 (3) V = 757.86 (9) Å 3 Z = 2 Mo K radiation = 0.09 mm À1 T = 446 K 0.39 Â 0.21 Â 0.2 mm Data collection Bruker SMART APEXII CCD diffractometer Absorption correction: multi-scan (SADABS; Bruker, 2008) T min = 0.965, T max = 0.982 17650 measured reflections 3770 independent reflections 3284 reflections with I > 2(I) R int = 0.018
In the title compound, C 18 H 20 O 4 ,the pyran ring of the chromene unit adopts a half-chair conformation. An intramolecular O-HÁ Á ÁO hydrogen bond occurs. In the crystal, molecules are linked along the b axis by C-HÁ Á ÁO hydrogen bonds.
Related literature
The title compound is a precursor in the synthesis of biologically active prenylated chalcones, see: Adler & Baldwin (2009) ; Lee & Li (2007) ; For related structures, see: Lee & Xia (2007) ; Mondal et al. (2007) ; Narender et al. (2005) . 
Data collection
Bruker SMART APEXII CCD diffractometer Absorption correction: multi-scan (SADABS; Bruker, 2008) T min = 0.965, T max = 0.982 17650 measured reflections 3770 independent reflections 3284 reflections with I > 2(I) R int = 0.018 Refinement R[F 2 > 2(F 2 )] = 0.039 wR(F 2 ) = 0.119 S = 1.06 3770 reflections 205 parameters H-atom parameters constrained Á max = 0.37 e Å À3 Á min = À0.27 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Symmetry code: (i) Àx þ 1; Ày þ 1; Àz þ 1.
Data collection: APEX2 (Bruker, 2008) ; cell refinement: SAINT-Plus (Bruker, 2008) ; data reduction: SAINT-Plus and XPREP (Bruker, 2008) ; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: ORTEP-3 (Farrugia, 2012) ; software used to prepare material for publication: WinGX (Farrugia, 2012 (Adler & Baldwin, 2009; Lee & Li 2007; Lee & Xia, 2007) . The pyranochromene skeleton is a core structure in various naturally active compounds (Adler and Baldwin 2009 , Narender et al. 2005 , Mondal et al. 2007 . The efficient and concise synthesis of pyranochalcones was achieved from readily available 2,4,6trihydroxyacetophenone. The key step in the synthetic strategy was a base catalyzed benzopyran formation. The crystal structure of the title compound ( Fig. 1 ) has not been previously reported. One of the pyran rings of the chromene unit forms a half chair conformation [Q = 0.3846 (10) Å, θ = 112.81 (16)° and ψ = 142.65 (17) °]. The maximum displacement from the C1O1C13C14 plane are 0.684 Å for O16 and 0.275 Å for C15. In the crystal structure of the title compound, molecules are linked together by a C-H···O hydrogen bond along the crystallographic b axis (Table 1) .
Experimental
To a one necked round bottom flask, 2,4,6-trihydroxyacetophenone (2.0 g, 0.0119 mol) and 2,3-dimethylbutenal (4.0 g, 0.0476 mol) was added. This was followed by the addition of pyridine (1.35 g) and the reaction mixture stirred for 24 h at 110°C. The reaction was monitored by TLC using EtOAc: Hexane (5:95, R f = 0.6). After completion of the reaction, hydrochloric acid (30 ml) was added to neutralize the reaction and the mixture extracted with ethyl acetate (4 x 40 ml).
The combined organic layer was dried over MgSO 4 and the solvent evaporated under reduced pressure. The residue was purified by column chromatography on silica gel using 100% hexane as the eluent to afford the pyranochromene as a yellow crystalline solid (2.58 g, yield 72.82%) with a melting point of 89-90 °C.
Recrystallization from hexane at room temperature afforded yellow crystals suitable for X-ray analysis. 160.5, 156.6, 154.9, 125.3, 124.6, 116.4, 116.1, 105.7, 102.2, 102.1, 78.2, 78.1, 33.1, 28.5, 28. 2.
Refinement
Carbon-bound H-atoms were placed in calculated positions [C-H = 0.96 Å for Me H atoms and 0.93 Å for aromatic H atoms; U iso (H) = 1.2U eq (C) (1.5 for Me groups)] and were included in the refinement in the riding model approximation.
The O-H H-atom was located in a difference map and also placed in a calculated position O-H = 0.82 Å (U iso (H) = 1.2U eq (O).
Computing details
Data collection: APEX2 (Bruker, 2008) ; cell refinement: SAINT-Plus (Bruker, 2008) ; data reduction: SAINT-Plus and XPREP (Bruker, 2008) ; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008) ; program(s) used to refine supplementary materials sup-2 Acta Cryst. (2012). E68, o3048 structure: SHELXL97 (Sheldrick, 2008) ; molecular graphics: ORTEP-3 (Farrugia, 2012) ; software used to prepare material for publication: WinGX (Farrugia, 2012) . Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger. >>> The Following Model ALERTS were generated -(Acta-Mode) <<< Format: 
